analyzer. Melting points were uncorrected. Toluene was distilled from sodium-benzophenone ketyl immediately before use. The monitoring of reaction and checking of purity of the product were done using pre-coated silica gel plates and visualization using iodine/UV lamp.
General procedure for the preparation of β-keto-α-siloxyamides 3 or 5
A Schlenk tube fitted with a Teflon vacuum stopcock and micro stirbar was flame-heated under vacuum and refilled with Ar. Vicinal diketones 2 (0.50 mmol) and 1.5 ml of anhydrous toluene was added at ice bath temperature. After 20 min, 1.2 equiv of carbamoylsilane (0.60 mmol) was added, and the reaction mixture was stirred at 110 °C until complete consumption of the carbamoylsilane (TLC). Volatiles were then removed under vacuum and the residue was chromatographed using petroleum ether-EtOAc as eluent to obtain β-keto-α-siloxyamides 3 (or 5 207.6, 170.2, 169.7, 87.7, 84.6, 37.3, 36.7, 36.6, 30.1, 29.3, 25.6, 24.6, 8.2, 7.7, 1.6 : δ=210.0, 207.7, 170.2, 169.7, 87.4, 84.7, 39.4, 37.9, 37.4, 37.3, 36.7, 36.6, 25.6, 24.5, 17.0, 16.9, 14.3, 13.7, 1.6 206.5, 171.5, 170.9, 85.1, 84.8, 80.3, 78.8, 55.8, 55.1, 33.7, 33.5, 24.3, 24.1, 24.0, 23.9 NMR: δ=211.3, 207.8, 171.8, 88.7, 84.9, 80.4, 80.3, 79.1, 78.9, 56.1, 56.0, 55.2, 34.1, 33.8, 33.5, 30.1, 29.8, 29.7, 29.2, 25.7, 25.4, 24.5, 8.4, 8.1, 7.7, 7.6 : δ=210.4, 208.9, 171.7, 171.0, 88.35, 87.8, 85.3, 85.0, 80.4, 80.2, 79.1, 78.9, 56.1, 56.0, 55.2, 39.3, 39.0, 38.2, 37.8, 33.7, 33.6, 25.7, 25.4, 24.6, 24.4, 17.2, 16.9, 16.7, 14.3, 14.2, 13.7, 1.8, 1.7, 1.3. Anal. Calcd for C 13 H 27 NO 4 Si: C, 53.94; H, 9.40; N, 4.84. Found: C, 53.68; H, 9.16; N, 4 .60. : δ=203.7, 203.6, 172.2, 172.0, 138.6, 138.5, 128.9, 128.6, 128.5, 126.2, 125.8, 89.0, 88.8, 80.3, 79.0, 56.6, 55.1, 34.6, 32.0, 27.6, 27.4 : δ=197.8, 196.7, 172.5, 172.2, 134.2, 134.0, 133.1, 132.9, 129.8, 129.7, 128.3, 84.4, 84.3, 80.2, 79.0, 56.1, 55.1, 33.8, 33.6, 25.3, 25.0 : δ=197.3, 195.8, 172.1, 135.1, 132.9, 132.6, 129.8, 128.5, 128.4, 128.2, 128.1, 126.3, 125.9, 87.1, 86.7, 80.1, 79.5, 56.4, 55.2, 46.7, 34.2, 33.9, 24.2, 24.1, 24.0, 22.4, 22 
